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" {Salfsatum sl of Hish spaswolytis sChVRY. | Miplas e
__,#%né}«-{ O, Jilk. Czech. 65855, Aug. 1o, 955,
TLRtALY redfenincarion & ceters of schstituted plienyl-

7 ¢
’ucet."c acid with 2-alkylnercaptoethancls follawed by adda.

of alkyl hialides to the intermediary products gives-compds.
with high hiol. activity and aveids the trouhlessine oper-
atiens desciibed in Crech. 83,205(C.A. 50, 7HH0R). Adding

Adse 0.0 g, Ka to 22.0 g, *methvlaiersantecthanol

- coolitig-and-stieviage truitlig- the soln. witlh 150

Et cster.of phenyloyelohexylacedicacid; heating (hé gixt

stavely to 160-60° in 34 oil bath and nisintaining this témp.
1y

for

50 fies. with-semoval of BtOH, distz. excess T, shaking

" the residue with 11,0 and exig. with E6O gives, andista, @ - -

-pacus, Qiilmclxyhxxcrcupmz_ghyl esler”

of phenyloyelohexyle -

-acetic ‘acid, Bs.c 160-70° Whicl gives, whea foft with Mel
“in 2 sealed fusk 48 hea, in the dark, in quant. yield 2{pheny!-

iuyc!uhcxytamtoxy)tthymimcthylsn!funima fodide, iz, 132°

(o, ‘
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(& Sulfonium salte of hizh gpasmalytis ctivilfs. Mirgslad i - :
Pmu.s.aud E(Mwﬂerﬂl-m—- Cazech, 85,656, Aug, 1D, 1956, :
Adenseiion of mefal salls of substititea mandelic acids i

'x'mh 2-balecthylalkyl sulfides fullawed by addn. of aliyl
G hahd:; to the intermediate sulfide ester producis. g“ci
Tl in i Feompds: with high biof activity, . The idttaducton of ot
LT AT S T OH proup intd the ol saises the paresympathulytle and
amchohuergic effect 'of these .compds..and: lowers thelr
toxicity in" comparison with- ec'nvdi. deserifind in-Crech:- »
83,265, An limproved soly. O cagepsts fheir uss by, g
“injeetdon,  Dissolving 12 g epropylicandelis - sﬂd in @,
-solu. of EtONa prepd. from 14 g, Na and 6! :uirabs, f
i
{
1

CBIOH, adding 7.5 ¢. ".u‘,uCILCHx\J (13, icfluxing 4 hes.,
cooling, sepg. the ppid. salt, evang. “the filtratz ¢m
vecne, and disig. gives 11.6 g 2-methylmarcantoethyl ester
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f

CZECHOSLOVAKIA/Phaanc)lu_y aud ToxicHrlory - Muscle Relaxaiits

Lbs Jour Ref Zhur - Bisl., No 2, 1959, 9140

Author Borovicka, M., Cialer, L., Prut}ygiAy:”

égzic ;wa New Patterus of the Molecular Structure ,f 4-Tubs.
curariiie Chlorides.

Orig Pub Chen.therapeutika. I. Fariac. synpos., Praha, 1955, 51-
52.

Abstract Mo abstract.
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CZECHOSLOV..XI../Chenical Technology. Chenical
Produects and Their Lpplicntions.
¥edicinal Substances. Vitxiins.
Lntibiotics.

ibs Jour : Ref Zhur-Khiniya, No 6, 1959, 20548

Luthor Protiva, Miroslav

Inst —

Titlc Sore Reinarks on the Nomenclature of Organic
Medicinal Substances in the Czechoslovakicon
Pharnacopoeia 2.

Orig Pub

Lbstract No abstract.
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PROTIVA, M., AND others.

oups of dstrogenic
; 1. snd oth:rs. Synthetic experiments in gr ) 2
PROTEVR, T em gormones. YIII. Chemistry of ?2-metlyl-l-cs r? X —6-

oxycyclohexanons derivatives, Iquerma“” . -79'

No. 1, Teb. 1936, 3B°NIE CHEKHCALOVA 3K : ‘]-
Vol. 21, No. 1, pit Ceer BLiTOAL
Y-.HIHICH:‘SK‘.Z«’.H PAECT, ©COLLE f‘TIOH 0T SZ 7 EQS PGS
SIS GHISETIONS, Praha, G270 CCSLOYVAKIA

SOURCE: EAST EUROPEAN ACCESSIONS LIST (EFAL VOL 6, M0 L, ASKIL 1957
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niheees: ts the eztxegea.c hcmone gmxy' >t Some y
ﬂvea of G-nicthoxy-2-acetonaghthone and. ﬁ-(ﬁ-metzx- : 2 i
ithoplproploale acd. o dvie Nove and Mira. -~ ¢
t!av Prot g Biochem. Rexearch !mt , Prague), o o
7 80, 1810-46(1966), of. G453 28373 -Ac
compde, serving a3 interm ed pmducututh
:mtksk of budehgd:odm:yuouc acida wu . ln.- B
-.thle “abste, R = G-methosy-2-16 thmuz ) " Coae.
- ke mmmmﬂ J"H}’WU’T‘WG‘ prc:m “of-RAc- )
!rom3843. neralin vielded in addn; to 63 ¢. I, 8 . arys
‘n. 160%, appmntlyo! I.{eCH‘RCH } CHCOR. Atte.mptx to :
{ntroduce: e carboxyl function Into the w-pesition of L by~ -
tréating 40 i 1at 60" with 68 4. gCOJit}. and dry McONa
ga-ﬂtrNﬁ) n-160 ml. dryCd-!s, ¢4 ﬂgB hrs: on.a water.
d dacompg, with d failed because ‘the
RCDCH;COCO;E! {48.32.), m 125" obmined cotild not be -
“decarboxylated till at 210-30", at. whv:h temp, the resultlng
’RCOCH:CO,El (y ms not stable, II was obtained in.51-
g yield by dropping with stirring 40g ..1in 150 g. CO(OEt)-
inte a boiling mixt. of 4.8 g. Na in. 100 g: CO(QEt), d!stg
‘off the EtOH split off, ‘pouring the mixt. into dil. AcOR
‘and sxtg. the Wwith Et;O Criide oily II; characterized as
‘the 3 dsuitrophenythydiazons, m. 207°. {from - pyridmb - -
_Eirc!ne). could-not be further pusified since it-décompd. - -
to give a yeliow compd 10:-248° (from xylen 1
apparently. 3-(6-methozy-3-ng Izlhoyl)—d{t?—mdkozy-z-m
< thyb)pyrongne. Alkylition of 13,6 g. erude H by reﬂux
8 hese with 1.1 g, powd. Na in 100 mi, Ciffjand then 4 & rs.
" with 8.3 g. BrCH,CO:Et gave 7.1 ¢. oil, by 220-307; which, {
“ \nthout chamcthauon, reﬂuxcd 3 lurs: with 0 5 x. Nxs in / 1-'
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i ] W. - iﬁ.ﬁ P .
: ﬁh&(ﬂyﬁj Eﬂzgﬁl}yiyldmi.ﬁg‘.;é%‘d?&re. mes
.7::126°, - RCOCH.Br (), abtalivd in 27-g. vield Jroma Z0 g, -0 -
7 Tin 100 ml. dey B0 with 16 g, Br in the predence of AlCl,- -
i, 123° (from AcOEL); 1.4 M ground with 2.2 . CuCN, -
“ heated 4 his: to-180°, and the product extd, with 100 1al,
? bolling CeHs and treated with 100 ml. 1205 aq  NHOH . . - |
“ylelded, on recrysin, 0.8 g. KCOCHCN, i, 188° {from >~ ..~ .
{AcOEL), | A pilxt of 2.6g: RCOCH,CH,COAI (IV) and™ = -
" 80 ml. AGO refluxed 1 hroand poured into water’ gavelBg. .
“ y{6-mcthoxy-2-nabhthyl - ABr-bulenslide, ~m.  181-2° IV .
s "Iic ester (13.5 g.) condensed with 11.8 g. (CO:Mc)s in the
.- presence of dry McONa gave, instead of the expscted sub- -
" gtituted pyruvate, 6.2 g, RCOiAMe, m. 126° (from MeQH),: 7
““Bromination of 5.4 g. IV Me ester with 1.1 mb, Brin EtL,0 ~ -
and CClL gave' 8.1 -g.  RCOCHBrCHCOMe, ., 179°: . = - ..
) (ﬁ’omC;H.), "'v'“‘, R . Leule UrbﬁnEk: 2/2- . )

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



"APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2

i — 0 l/« 4 - T T &

Iﬂys‘&!/%ﬁﬂh VJ .T}'/g& J:C’.’ f:’rof’l'&-% /7/!
“Phenyl kelone (picrafe, m. 180°) as hy-producid. V. iy
.dehydrated by boiling 2 liws. with 1:1 1,50, to 1-dimethyi- |
"amtno-.?-benskgdryls’denc: ohexane, Inzol, In 4,0 and CeHy :
I plerate, m. 1802 (from BOH); HEl salt, m, 227° (from
: « BOH-E4O}, IV and V had very low emilacetylcholine
ungd antihistmiuve activity and LDa = 62.mg./kg. nd QL
/g 3e3p: vemiaile ] Urblnele G
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ynthcac andiog
naw 1mcurmnu maidsts and:

-1
feld - byaddmgbt.» : g eye decane LT RY 7 s
doie dioxime o 00 mi b g g the B 0 0
gnd extg. with THO, was d.su{ - - ’a’i{ncr'z.'m iy
238-40° (from dild: 3Teal ()) i g3 >
1.72 g. KOQH, ‘saxd 1
uxed 7 hrs.with g
g:to: dryxw,s, 1.\:Ld mm hut‘wLegLO, .‘w! ori
PrOH to give' L7 5. colorle L:tch_t‘; nf Ahe d
§ 1,10-bistdsincthylam
nelt below 3007, C}rzomudcm.zz—l IG-ztra.. obtaiued in 7,25
g yield by rc:iucmg 9.0 g, CVLXQU\,:'“ cane-1, IL‘ d vi
185 le\lH; I sty yii l‘frud 3
100-30°, ith i B (R
- gyeladetal c‘ 1y1c-1, 1G-diad - S, TR (fnrm uq,' i
EtOlI) 1= 1 HC v,(i!l} ».-_ml.mud o
15.8-g, yield by droppin SO . LF e NOC- T e
SUCHLCN (IV) Tinta EfONa prepd T .U e Nidaid
0 mb ub,. I 1(}[(" nd n"!hmnv th : =
! I

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



"APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2

f:: a!’-‘!}ﬂ' ,)_u LI
by shaking ith & g, Runey Ni 5 brs. ju an sutoclayeat 801
= 1607 and 100 atig. to jil g oY MeN(CIR)ACH:
L (CHaNIL (V) btz %y dipicrate, m. 1H8-70°% “Iadp
? dirdy., by 175-77, m. 30-2° (from hgrmxr} v (3 0 g.\ ‘
With 12.2 g, Mel in MeDR-MNaOH gave V.0 g, [MoN® -
CHY:OC:H{ CHa3 N30} 21 (VI 1. 260-29 {(decompn.)
fromm adq. EtOF). ff‘m”f'f- 2 4- (v«.vwnt'i *'f;"’f‘a.l",r!h'a-
‘;—par’«-.l-mr' (VI abained m 14-¢. yield by refuxing

Fthe Nasalt of 133 2. ‘1“] vith 21,3 g. BzCHMeBy gVIEI) 7
brs. in EtOIl, was wxtt, with E4G and fractionated by
Sdistn., by 2081327, w7 57 {frewn izoe Vit

“eould not bie o
: " degeation of @ d';(: pzc—ﬁ-
et Bz(CH.),0L G U ¢ which
Wns qu;m‘atr b 2
\n. 40 xhadr*mbl‘ Ir"‘ ];xou":f 1, - as{divacthyl
1 }u“f‘-?‘(n: e, w. 289109,
.:? 0bmmed in 35;; sefiuging & hes, 28 g0 1,
4= dx&minum (2,5-iiraatho: ﬁmm:]}bmmw with 21,8 g3
3} Mel in MeOH, and [, {paridi o[m, ane-2MeBr, m.
- 258-0° (Ju_u'r,pu Jo wirepd. fo 1605 \xvm hy rafluxing 7!
3 brs. 819 ¢ Nomethyipip 8. BriC Hdﬁﬂr..md 490 '
ml, {3 PrOf, were ayndhadzed as "om* du, with possible .
"i'!{h(}[hk‘;’{l autivily, 0 J B § 25 1T}

N R
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.~ CZECHOSLOVAKIA/Organic Chemistry - Synthetic Organic Chemistry. G-2

Abs Jour: Referat Zhur-Khimiys, No 5, 1958, 14426,

xyethyl ester of IITa (VIII). Also prepared were RSC(=NH)
-HBr (IX) and HOCHpCHoS™(CHz)oI™ (X). In the synthesis
of phenyl—cyclohe:qu-acetonitr;le (X1) (see Biel J. H. et al.,
J. Amer. Chem. Soc., 1952, Tk, 1485) there was obtained, as
a byproduct, phenyl-dicyclohexyl-scetonitrile, MP 134° (from
alcohol; all melting points are corrected). By heating (110-
1209, 3 hours) 21.8 g IIT /IITa / with 4 g alcohol and 10 g
100% Hfsou, III was obtained with a 55% yleld, BP 130°/1.6 mm.
On boiling for 8 hours 15 g XI with 15 ml alcohol, 9 ml H,S0),
and 6 ml water, and diluting with water, there are obtained
l12.5 g phenyl-cyclohexyl-acetamide, MP 165-167 . Mixture of
105 g IITa, CoHSONa (from 10.85 g He and 480 ml absolute alco-
hol) and 60.27g"V is kept for 10 hours at 0%, and boiled for
10 hours, to get 82.5% I, BP 165-166°/1.3 mm, MP 29-30°. Erom
19¢g I and 5ml CH3I wvere obtained 22.2 g II, MP 101-102 .

Card : 2/3
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Abs Jour: Re
ferat Zhur-Khimiya, No 5, 1958, 1426

From 25 g vy

hours) 1 oo 2% & CHasNa 1n 39

IITa, 3% ;a;a gbtained Vith o ymg 01;17acetone (botled 2.5

el 5 52 S st I e o 7

78° (from aleqhor). s 29/0.5 m, and’}y,5 g o2 00MLed 15 hourg

obtained by bot11p, por ol VIIT (MP 73-740 ( f6 5CH(C6H) 1 )cooR, wp

HOCHoCHACL, 19 5 18 for 2l hourg Mxture op of 8Ctone)) are

2 ml alcohol ang g.émc"éh;nd 100 m1 acetone?f FaI]I'B & IITa, 8.c5 ¢
-1 g X, mMp 1550 (rrgm Curea (6 hours, lmO) om 3.5 g VI,

yield op allowing o 70% cH30H). X i8 obtay are obtaineq

for 12 hours, MP 55°m11tu::-e of"1 ml 1y and 2 ned with g good

(from a_lcohol-acetone) m(]:. CH3I to stand

*  YOommunicatioyp

X1Iv ,
5e¢ Rahkhinm, 1957, k716
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CZECHOSLOVAKIA / Organic Chemistry, Synthetic Organic G-2
Chemistry,

Abs Jour: Ref Zhur-Khimiya, 1958, No 17, 5T441,

Author : Borovicka M., Protiva M,

Inst : Not given. st

Title : Synthetic Antlspasmodic Remedies, XVI, Derivatives
of 3-Phenyllindanone and l-Amine-3-Phenylindan.

Orig Pub: Ceskosl, farmac., 1957, 6, No 3, 129-132,

Abstracts.For the purpose of investigating pharmacological
properties, various substances were synthesized
using 3-phenylindanone (I) as a starting material,
These compounds comprised materials of the general
formula (II) and methyl ether of the 3-phenylinda-

Card 1/5
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Abs Jour:

Abstract:

Card 2/5

7 SRR =
R B T R R 8 S =

Chemistry,
Ref Zhur-Khimiya, 1958, No 17, 57441,

non-l-glyoxinic-2 acid (III). The lodo-substitu-
tes of II,-ie IIb, IId, and IIg exhibited wealk

136°/0.35mm and melting point of 79-80°) ip ¢ Hg
1s boiled for 1 hour with 4gr NaNHo, after adging
8.1gr of ClCHQCHeN(CH )2, 1s boiled for 5 additional
hours., The obtafned ?Ib yield is 714, 165-1679/1.4
mm boiling point; lodomethylate has meltipg point

of 185-186°. 18.5gpr of IT oxime (141-14p melting
point) is hydrated in CH30H over Ni at 80-90°, and
100atm, pregsure for 8 hdurs, The yield of IIC is
1s 67%, 154°/bmm and 135-140°/0 4 boiling point,

APPROVED FOR RELEASE: 09/19/2001

CIA-RDP86-00513R001343320012-2"



CZECHOSLOVAKIA / Organte Chemistry, Synthetic Organic G-2
Chemistry,

Abs Jour: Rer Zhur-Khimiya, 1958, No 17, 57441,
Abstract: Its chlorhgdrate and

of 224-225° apg o
contalning 1

45cc CH§ R

6.4gr o Ch3I, by evaporation (8: hours),
Precipitation in acetone 18gr of 1T 4 of

melting point are formed. PFrom 2,09gr of

tained II ¢ ang 1.06gr of CgH

cohol for 4 hours), 69% yield or IT e (of 100-101°
melting point) ig obtained, Ugon hydrogenation
Over Ni, 85% yield of IIh (of 80-8310 melting point)
1s obtained, Its chlorhydrate and picrate have

43320012-2"
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CZECHOSLOVAKIA / Organic Chemistry, Synthetic Organic
Chemistry,

Abs Jour: Ref Zhur-Khimiya, 1958, No 17, 5Th41,

Abstract: melting points of 216-218° and 197-198° respectively,
IT g is produced anologically, from II h using
CoH50H, Yield 1s 714
Dry”CHyONA

yileld of I1II
General key o
is shown as f

12-2"
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CZECHOSLOVAKIA / o
/ Urganic .
Chemistry% Chemistry, Synthetic Organic g-2

Abs Jour: Rer Zhur-Khimiya, 1958, No 17 57441

Abst s a:
stract; Z. : = OH; b: R =O0CH2CHoN(CH3)5; c: R = NH,.
: = N(CH3)21; e: R = C6H5CH N; h: R = Cgé CHoNH;
g. R C6H5CH2N(CH3)QI. ° >
or Part XV refer to Rer dhur-Khimiya, 1958 14425
2 2 L]

Card 5/5
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CZECHOSLOVAKIA/Organic Chenistry. Synthetic Orgenic Chermistry. G-2
Abs Jour: Ref Zhur-kKhim., No 13, 1958, 4341k.

Author : Novek Ludvik, Srankove Jirina, Votava Zdenek,

Protiva Mir v.
Inst :

Title : Antihistaminic Agents. XXXIX. Synthesis and Pharma-
cological Properties of the Hydrochloride of N-
(1-Methyl-3-Piperidyl-nethyl)-Phenothiczine.

Orig Pub: Ceskosl. farmac., 1957, 6, No 7, 365-369.

Abstract: The hydrochloride of N-(1-methyl-3-piperidylrethyl)-
phenothiszine (I) has been synthesized, which is
identical with the German antihistaninic prepara-
tion Pakatal' /tronsliterated /, and its pharma-
cological properties have been tested in corpnrison
with chloropromnzine. I possesses effective local

Card : /4
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CZECHOSLOVAKIA/Organic Chemistry. Synthetic Orgenic Chenistry. G-2

Abs Jour: Ref Zhur-Khin., No 13, 1958, 43hik.

anesthetic action in surface analgesia, counteracts
toxic effect of pentasol (in mice), does not enhance
thiopental narcosis (mice-rabbits), on peroral ad-
ministration the toxicity of I is lower than that
of chloropromazine, bedy temperature (mouse) 1is
lovwered less by the action of T than by that of
chloro-promazine, I does not enhance the anticon-
vulsant action of mesantoin. 135.9 g ethyl ester
of nicotinic acid are hydrogenated in CH;CCOH at
20¢ and 120 atriospheres with 2.25 g Pt (Iron Pto,),
the product thus obteined is hydrogeneted further,
without being isolated, with 100 6 30 % forrnlin
and 10 g 10% P4/C at 110 atmospheres. Froctionation
yields 72 g ethyl ester of N-rethylpiperidine car-
boxylic acid-3 (II), DP 90-91/10 mm; hydrochloride,

Card : 2fh

35
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CZECHOSLCVAKTA/Organic Chenistry. Synthetic Organic Chemistry. G-2

Abs Jour: Ref Zhur-Khin., No 13, 1958, 4341k,

MP 1369. 39 g II are reduced with 2.l g Na in

34 g n-butancl and 200 ml toluene, tc get l-rmethyl-
3-piperidylearbinol (III), yield 68%, TP 105/10 rm.
By treatment of 10.2 g III-hydrochloride with 38 g
SOC14,was prepared the hydrochloride of l-methyl-3-
chloronethyl-piperidine (IV), yield 70%, MP 1637. To
freshly prepered NaNHz (5.7 g Na, 500 ml liquid NHJ)
are odded dropwise 350 ml xylene and then 2.7 g
phenothiazine, NH3 is evoporated, residue boiled

1 hour, 21 g IV added, boiled for 20 hours, frac-
tional distillation permits isolation of N-(l-methyl-
3-piperidylmethyl)-phenothiozine, yield 82¢%, BP
190/0.8 rm; HCl-salt of monohydrate of I, MP 172-

Cord : 3/4
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CZECHOSLOVAKIA/Grganic Chemistry. Synthetic Organic Chenistry.

G-2

Abs Jour: Ref Zhur-Khin., No 13, 1958, L3hik.

0
17475 cxnlate, MP 222-223 7 Corrunic
. alx ation XXXVIII
see RZhKhin, 1955, 31657.

Card s b/h
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CZECHOSLOVAKIAfOrganic Cremistry. Synthetic Organic Chemistry. ¢
Abs Jour: Ref. Zhur-Khimiya, No 19, 1958, 64383.

Author : Protivam, Mychajlyszynv, Novakl, Borovickam,
Adlerovae, Hachv.
Inst

Title : Synthetic Spasmolytic Agents. XVII. Certain New
Esters and Amides Containing a Sulfonium Group.

Orig Pub: Ceskosl. farmac., 1957, 6, No B, L25-431.

Abstract: To test for spasmolytic activity, sulfonium salts
were extracted from the sulfides CH,SCH,COR (I),
CH. SCH,CH, COR (II), CH,CH(SCH;)COR (nﬂ, where
(a) R 1s 0C;H;, (b) OH, (c) Ci, (d) OCH(C,Hc) -
Luring in vivo tests, the iodo-methylates of (IId),
(II) R = (C;H:):N, (IIe), (II), ReC H(CH,NC By (IIf),
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as well as the iodide /C,H-CH [ ,COOCH, CH, S(CH, );_ZI (1v)
proved effective. -7

(Ia), (IIIa), (1d) and (IIId) decompose under the
action of CHJI, and do not form iodo~-methylates.

To a boiling solution of CH;SNa (V) (made from

175 g. of the sulfate H.NC {=NH)SNa), in .5 liters
of ethanol, are added 122 g. of Cl 4CH;COOC,H;). Boil
2 hours, concentrate in a vacuum, add water, and re-
cover (Ta) in ether, yield 65%, b.p. 57-62°/10 mm.

In the same way there can be produced ( IITa), yleld-
ing 56% and (IIa), yielding 70%, iodo-methylate, m.p.
123°, 86 g Ta and 200 ml of 20% HaOH are boiled one
hour, 120 ml of concentrated HCl are added and ex-
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tracted with ether 729 Ib, boiling point 108-112°/6mm.
Obtaineld in the same way are 80% IIIb, boiling point
105-1089/8 mm, 70% I1Ib, boiling point 120-124/8rm. To
10.6 g of Tb 20 ml of SOCl, is added, boiled one hour,
Iv is distilled, 80%, boiling point 57-600/15 mm. Ob-
tained analogously are 65% III, boiling point 95-100°/
100 mm, 58¢ ITv, boiling point 77-82°/8 mm. To 8 ¢
(C,H;); CHOH in 35 ml of C, H;and 30 ml of pyridine, T g
Ic in 35 ml of C;H, is added at 0° for 15 minutes, frem
the solution are yielded 7 g Id, boiling point 153-155"/
0.4 mu. III4, boiling point 147-1497/0.2 mm; IId, boil-
ing point 169-172°/0.7 um, melting point 38°, iodo-
methylate, melting point 107°. From 27.2 g C,H;CH,COOH
and 180-C;H;MgCl by a well-known method (RZhKhim, 1957
26T40) 15 obtained 19 g of l-oxicyclohexylphenylacetic acid

Card  : 3/8
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(VI), melting point 132-133%, and 2.5 g of meso- X, N
-diphenylsuccinic acid, melting point 22k-225°,

Luring the attempt to condense Na-sait VI with ClCﬁ,CE{SCHj
(VII) and the processing of the mixture CH,I, only IV is

yielded. C¢HsCH;CO0Na (from 6.8 g of acid) and 6 g of VIT

are boiled 4 hours in 60 ml of absolute, the filtrate

is distilled, of the processed fraction 150-152°/15 mm

2143) CH:I, IV is obtained melting point 98.5-99.5. 3.25 g
eyelo-C Hy, ) CH(C‘_H,-)COOCHZ CE;Br and 1.05 g of ebsolute

Pyridine is heated 3 hours at 100-120°, the / ( eyclo-C,H,, )-

CH(C4 Hy') ~COOCH, CHyNC,; Hc/Br obtained is triturated with

ether, melting point 103-105°, is very absorbent, in a

vater solution yields with NaClOy/ (cyclo~C,H,; )~CH

(C¢ He) COOCH CH, NCsH 0104, melting point 122-123°. 16.9 g

C¢H;NHCOCH,CL is boiled with 1lg of V in 100 ml of acetone

Card  : 4f6
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Card

15 hours, concentrated in a vacuum, water is added

and G H, extracted. 52, I, R = C{H¢NH, melting

point 797, dQuring processing of CH,I yields an

adduct of iodo-methlate I, R = C/HyNH and (CH, )z 8T,
melting point 130-131°. L g of 3-chlorophenothiazine
is boiled with 3.1 g of ClCH'iCH‘,COCl in 50 ml of

C4H, 4 hours, concentrated 1% & vacuum, 5.5 g of N~

( ﬁ -chloropropionyl)-3-chlorophenothiazine is obtained,
melting point 112-113°. The mixture 3.15 g of C,E;N(C,
H-)COCH,CH,CL, 1.5 g of V and 50 ml of acetone is
boiled 10 hours, diluted with water and extrected with
ether of II, R = C,H;NC;H-(ITh). From unrefined ITh
and CH,I in acetone iodo-methylate of ITh is obtained,
meltiﬁé point 98°. From 13 g (C‘Hji{NCOCH¢CE¢Cl and 4.

: 5/6
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g of V in acetone (boiling 10 hours) 785 of IId is
obtained, boiling point 168-175°/0.6 mm, melting

point 63-64°, iodo-methylate, melting point 111-112.5°.
Analogously from C;HsCH N(C; Hy) COCH,CH [,C1 18 obtained
IIf, boiling point 190°/1.6 mm, melfing point 59-60°,
iodo-methylate, melting point 107-108°. In the same
way from N-(f -chloropropionyl)-phenothiazine is ob-
tained II, R = N-phenothiazine, yield 61, boiling
point 230-235”/1 mm, melting point 78", iodo-methylate,
melting point 131-132°. Report XVI, see RZhKhim,

1958, SThk1.

Card : 6/6
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nSynthetic antispasmodics. XIV. Two new parasympatholytically and spas-
molytically highly active gulfonium salts. In German."

p. 1066 (Collection of Czechoslovak Chemical Communications. Sbornik
Chekhoslovatskikh Khimicheskikh Rabot.) Vol. 22, no. 3, Jun# 1957.
Prague, Czechoslovakia

SO: Monthly Index of East European Accessions (EEAI) LC. Vol. 7, no. 4,
April 1958
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Author : Adlerove, E., Novak, L., and PW-—-—

Inst
Title : Synthese3 »f Members of the Estrogen Group. XIV. 2-Substi-
tuted Derivetives of 3-Methylcyclohexanone-3-Carboxylic Acid.

Orig Pub: Chem Listy, 31, No 3, 553=963 (1957) (in Czech)

Abstract: The action of 1}-carbethoxy-3-methyl-e-cyclohexen-l-one (1)
with CoH-Br and CoHi5ONe (refluxing for L nrs in alcohol)
ylelds 2-ethyl-3-methyl-h-carbethoxy-a-cyclohexene-l-one
(11), yleld 75% (when NeNH, is used, the yield of II
is b29), bp 139-143°/10 mm, which on alkaline hydrolysis
gives 2-ethyl-3-methyl-a-cyclohexene-l-one (III), yigld
55%, bp 89-95°/12 mm; semi carbazone (SC), mp 186-189

cerd : 1/6
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e (DNFH)

on agueous alcohol); 2, l4-3ipitrophenylhyirazone \
z(:rirgzﬁ-%g(ﬂ (£rom CSH')'N)' III is also fozmeddig;é%pc}gég;d
by refluiing II with CH3CCOH and HpSOL. T 8nt =527/ 3
in CgR {16 hrs reflux) in the presence of Na.NI%)g o
2~carbox;}metbyl-3-metbyl-2-cyclohexene'-l-one ( ,iylds o
35%, bp 171-176°/3 mn. Liquid IV isoisolated in yie 3.9
6 .=~’; from crysteiline IV, mp 109-110 (from pe’crnleum.a‘
et‘r’mr) . TIn a simllar wey I and Cl(CHQ)QCOCCg_Hs g:;ve 2
(ﬂ - cahoxyethyl)-3-methyi-2-cyclobexena=-one (v : y; 2
hé;,s bp 171-1750/3 mm; the yield of crystalline \i ?_ (‘.JI)’
m '{{8 .79° (frcm petroleum ether). Dibydroreiorcé noso 4
and 1s0-CyHgOH in Cgdg in the presence of pa\,ﬂgd@% 3
gives 3-isobutoxy-z-cyclchexenetl-one (3,1elM Z ,a,i 18) .
110-120°/0.6 tm) which on reaction w‘:.lth CH3Mg 1% ::1
methyl-2-cyclohexene-1l-one, yield 22%, bp / s

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"
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DNFH, mp 176-177° (from alcohol. The metbylation of VI
by & previocusly described method (H. Stetter and W.
Dietrichs, Chem Ber, 85, 61 (1952)) yields 2-methyl-
cyclohexane-l,3-dione'TVII) , mp 205-206° (from aqueous
alcohol), which is converted to 2-methyl-3-1sobutyoxy-2-
cyclohexene-l-one (yield 78%, bp 98/0.2 mm); the latter
on reaction with CHyMgl glves 2,3-dimethyl-2- cyclohexene-
1-one (VIII), yield 55%, mp 80-84°/10 mm; DNFH, mp 198-
1990 (from ethyl acetate). VII and ethylene glucol give
1,3-bis-ethylene e tal of VII, yield 39%, bp l37°/lO mim,
which on reaction with2,l-dinitrophenylhydrazine in al-
cohol in the presence of HCl (acid) is ccoverted to the
D&TH of the l-ethyleme ketal of VII, mp 163-164° (£rom
elcohol). When a solution of 2.7 gms VIII in 25 ml CH,0H
is refluxed 3 hrs with a solution of 3.5 gms KCN in 20°ml

Card : 3/6
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vaher, followed by the addition of a solutionoof 2.8 gns
¥CH in 50 ml vater, heating for 30 hrs at 1007, and acid-
ificatioa, 3.7 cus of crude 3,2-dimethylcyclohexanone=3-
cerboxyliz acid (IX) are obtained; DNFL, mp 222° (frem
C9,0E-cthyl acetate). Reactioa of IX with CHolly gives the
m2thyl ester, yield 724, by 1209/10 mm; DNFH, mp 169°
(£rom Cif30H-ethyl acaetote). The following ccrmounds

have becn prevared by a similar procedure: 3J-uethyl-2-
ethyicyrlohiezanone~3-carboxyiie acid (X) (from IIT and
ION), yield 64%%, mp 1371387 (from ether-CH,0¥); the methyl
ester of' X (XI) is obtaired in yields of 79-92.5%, bp 1lh2-
1k3°/25 ma, 124-125°/20 mm, 92+93°/1 mm; SC of XI, mp 210-
2120 (frou elconcl); DHFH of XI, mp 141° (from alcchol);
3.methyl-2-carboxyrethylcyclochexanone-3-carb oxgli ¢ acid
{(%71) (trom IV azd KCN), yield 65%, mp 160-163" (from

Card : b6
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ethyl acetate-CH;0H); the methyl ester of XIT (XIII) is
obtained in yielgs of 82%, bp 130-132°/1.8 mm; DNFH

of XIII, mp 184-185° (from Cg4hg); 3-methyl-2-§ /§ -carboxy-
ethyl)-cyclohexanone-B-carboxylic acid (XIV) (from V end
KCN), yield 80%, mp 119-123°; the methyl ester of XIV (Xv)
1s cbtained in yields of 674, bp 135-142°/1 mm; DNFHE of

XV, mp 150.5-151.5° (from CgHg). XII and HS(CH )2SH under
the action of dry HC1 and Mgs0), in dioxane et 0 give the
thicketal of XTI, mp 210-211° ‘('from CHL0H) which on re-
moval of the sulfur over Raney Ni gives an olly substance
the structure of which has not been established. The
Khuan-Hinlon /TN: spelling uncertain/ reduction of XIIT
yields t:ans-eumethyl-a-carboxycyclohexylacetic acid,

wp 171-173° (from petroleum etheracetone and aqueous CHjy

Cerd : 5/6
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Author : Yilek, Protiva

Inst I TN

Title : A Study of the Synthesis of Estrogenic Hormones. XV.

Reaction of Phenylacetylenes with Substituted Cyeclo-
hexanones. A New Total Synthesis of Certain Racemic
Doisynolic Acids.

Orig Pub  : Chem. listy, 1957, 51, No k4, 643-653

Abstract : l-ethyl-2-methyl-7-hydroxy-1,2,3,4,9,10,11, 12-octahy-
drophenanthrenecarboxylic-2-acid (I) (from racemic
doisynolic acids) was synthesized in the following
manner:

The reaction of m-CH30CgH),=CK (II) with the methyl ester
of 2-ethyl-3-methylcyclohexanocarboxylic-3-acid (III)
in tertiary butanol (sim hours at 90°C) resulted in the

Card 1/ 7
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formation of the lactone, l-{m-methoxyphenyl-ethynyl)-2-
ethyl-3-methyl-l-hydroxycyclohemncarboxylic-3-acid ).
A crude yleld of 76% was obtained after chromatographic
treatument on Al 0., be P 190-205°C/0.3 mm. The hydro-
genation of V on gd C in methanol lead to the formation
of the lactone, 1-/ /3 -(m-mcthoxyphenyl)-ethyg -2-ethyl-
3-methyl-1-hydroxycyclohexancarboxylic-3-aicd (IV),
which was purified by chromatographic treatment with
A1503, b. pe 200-2159C/0.8 mm, 190-205°C/0.2 mm, m. p.
T00C% (from petroleun ether - benzene).

Compound IV was also obtained by direct hydrogenation of
the condensation product of IIT with IT (without the in-
termediate seperation of V), yield, 20.i$. The saponi-
fication of V with & 20% methanol KOH solution (boiling
for 20 hours) produced l-[ et -(m-methoxyphenyl)-ethy]J -
ethyl -3-methyl-l-hydroxycyclohexane carboxylic-3-acid,

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"
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m.p. 103-1060C (from petrolewnm cther - benzene).

The reduction of IV with lithium aluminum hydride re-
sulted in the formation of 1-/75 -(m-methoxyphenyl)-
ethy}] -2-gthyl=3-methyl-3-hydroxy-methyl cyclohexanol
(VI) 1n a 75% yleid, bs p. 210-220°C./1.5 mm, m. p. 85-
870c. (from patroleum ether). The cyclization of IV
was accomplished with aluminum chloride in CgH (boi-
ling for one hour while purging with dry HCl), followed
by methylation with dimethyl sulfate and then with

CH2N , with the formation of the methyl ester of l-ethyl-
2-me%hyl-7-methoxy-l, 2,3,4%,9,10,11,12-octahydrophensan-

threne carboxylic-2-aicd (VII), VIII acid), yield 58%,
be p. 190°C./0.08 m. The saponification of this pro-
duct with equecus - alcoholic KOH solution at 180-190°C.
resulted in the formation of amorphous VIII, yield 5.6
grams (from 6.1 grams of VII);
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Na-salt, m. p. 315-3250C. VIII melted at 50-60°C.,
resolidified and then melted again at 180-182°C.

A melting point of 189-191°C was obtained after recrys-
tallization from methancl.

VIII possessed physiological activity and had IR spec-
tra and & melting point identical with those of the Cu-
isomer of T-methyldoisynolic acid, which has been syn-
thesized before (Anner, G., Miescher K., Helv. chinm.
acta, 1947, 31, 1422), and probably possesses the cis-.
~anti cis-configuration. The demethylation of VIII by
heating with pyridine hydrochloride (4.5 hours at 170-
1900C), resulted in the formation of I, yield 35%, m. p-
113-117°C. (from methanol). The condensation of the
ethyl ester of 2-ketocyclohexyl acetic acid (b. p. 130~
1320C,/12 mm; 2,4%-dinitrophenyl-hydrazone, me. p. 125-
126°C. (from alcohol}),

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"
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CZECHOSLOVAKIA/Organic Chemistry - Natural Compounds and Their G.

Synthetic Analogs.

Abs Jour : Ref Zhur - Khimiya, No 16, 1958, 54013

with 0655050x in tertiary butanol (5 hours at ~ 200¢.)
resulted”in the formation of the lactone, 2-phenylethy-
nyl-2-hydroxy cyclohexylacetic acid (yield 25%, b, Do
185-195°C./1.6 mn., m. p. 116-1189C. $from petroleun
ether)), which upon hydrogenation with P4/C in alcohol
was transformed into the lactone, 2-( /3 -phenylethyl )-
-2-hydroxycyclohexyl acetic acid (IX acid) (yleld 1%,
b. p. 180°C./0.9 mm.), which is seponifiable with 10%
methanol solution of KOH in IX, yield 784, m. p. 1180C.
(from benzene - petroleum ether). Upon heating 1.5
grans of IX with 30 ml of 90% H,PO), (45 minutes at 110-
120°C.) there was formed 1,2,3,3,9,10,11,12-octahydro-
phenanthryl-1- acetic acid, yield 1.2 grems, m. p. lh42oc,
(from petroleum ether - benzene). The ethyl ester of

3 -(2-keto cyclohexyl )-protionic acid (b. p. 1&0-1&500/
/10 m), was simultaneously converted into the lactone,

Card 5/7
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CZECHOSLOVAKIA/Organic Chemistry - Natural Compounds and Their G.

Synthetic Analogs.

Abs Jour  Ref Zhur - Khimiya, No 16, 1958, 54013

/3 -(2-phenyl cthynyl-2-hydroxycycloheyl )-propionic
acid (yield 51%, b, p. 180-230°C./1-5 mm, m. p. 83-
koc, (from petroleum ether], which product upon hydro-

genation was converted into th

e lactone, /5 -(2-43 -

-phenylethyl) ~2-hydroxycyelohexyl )-propionic ecid,

yield 66%, m. p. 98°C. (from P
Similiarly, III was converted

etroleum ether).
into the lactone of l-phe-

nylethynyl-2-ethyl-3-methyl-l-hydroxy cyclohexylcarboxy-

lic-3 acid (yield 37%, b. p. 1

60-180°C./0.9 rm, m. p. .

90°C. (from petroleun ecther), which after hydrogenation

over Pd/C, was converted into
ethyl)-2-ethyl-3-methy1-l-hydr
acid, m. p, 175-1800C./0.2 m.
the ethyl ester of /% -(m-meth
propionic acid, m. p. 58-59°¢,
prepared quantitatively by bro

Card 6/7
'Y
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CZECHOSLOVAKIA/Organic Chemistry - Natural Compounds and Thelir
Synthetic Analogs.

Abs Jour t Ref Zhur - Khimiya, No 16, 1958, 54013

ester of m-methoxy cinnamic aicd. The curves of the
IR spectra of IV and VIII are furnished.
Cormmmication XIV, see R. Zhur. Khim., 1958, 11219.
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CZECHCSLOVAKIA/Orgrmic Chenistry. Synthetic Orgenic Chenistry. G-2
Abs Jour: Ref Zhur-kKhin., Ho 13, 1958, 43415.

Author : Dorovicka Milos, Protiva Miroslav.

Inst : - ————

Title : Antihistaminic Agents. XLI. Derivatives of l-Aze-
2,3-5,6-Dibenzocycloheptadiene (Homoacridan)

Orig Pub: Chen. listy, 1957, 51, No 7, 1344-1349.

Abstrect: To study their entihistaminic ection a nurber
of N-substituted derivatives of homoacridan (I) were
synthesized; the HCl-salts of soue I showed high
activity; methicdides of I are less active. I, R =
H (Ia), was prepared by reduction of lactan of 2'-
enino-benzophencne-2-cartoxylic acid with LiAlH4 in
ether (boiled for 5 hours), yield 73%, MP 131-132%

Card : 1/b
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Abs Jour: Ref zhur-Khin., No 13, 1958, h3h15.

hydrochloride, MP 188-1900. Derivatives were synthe-
sized by boiling

AN\ o CHy /N
k/‘[‘* CH -:R —F \ I
> V-

Ia with the corresponding RX and Na-anide in toluene.
The following I were prepared (listing R, yield in %,
DP in®C/mm, MP in °C of hydrochloride, its anti-
histaminie activity in reletion to benadryl, MP in

o ¢ of methiodide): (CH3)gNCH,CH,, 63, 150-154/0.5,
198-200, 10, 221-222, picrate, MP 171-172°; (041{5) L

Card : 2/ L
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CZECHOSLOVAKIA/Organic Chenistry. Synthetic Organic Chenistry. G-2

Abs Jour: Ref Zhur-khin., No 13, 1958, 43415,

NCH/CHz, 63, 175/0.9, 162-164 (dihydrochloride), 3,
209-210; CH CH‘N(CH{)_; -cyelo, 63, 180-185/0.5,
207-209 (digydrochloride), 0.3, 200-201; CH,CHZY (%) 1
o(Gity)s, 62, 192-194/0.5 (MP 90-92Y), forms®no yarcs
chloriée, —— , 225 I, R= CH.CH(CHJ)N(CH ), 57,
153/0.%, forms no hydrochloridé', — 207-%09 (on
preparation of nethiodide there 15 formed ns & by-
product the methiodide of I, R = R ) MP 17h-y75°),
picrate, MP 157-1589; (CHJLNCH;CH,CHJ, 65, 180/0.k,
182-183, 8oo, 189-190. By boil¥ng for S5 hours Is
with CICH,CH,COCl in C, H, was prepared I, R = CiCH,
CHCO yield 63%, MP 77-799), which formad with (C/Hy),
NH'in toluene (boiling for 10 hours) the I, R = e
(CZHS-){NCH‘,.CH&CO (BP 181-1867/0.35 rm;, and with

Card : 3/L
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CZECHOSLOVAKIA/Orgunic Cherdstry. Syithetic OrganicChenistry.

Abs Jour: Ref Zhur-khin., Yo 13, 1958, L3415,

CH;SNa (boiling for 20 hours in acetone) the I, R
= TH; SCH,CH;C0, BP 204-206°/0.4 mm; rethiodide,
MP 123-125°. Methiodide of (crtj)&rx-(cn 4) 3C1 was
prepared, MP 210-212°,
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Y 7ZECFOSLOVAKI. / Crganic Chc,mistry Synthetic Orgunic G-2
Chemistry.

Lbs Jour: Ref Zhur-Khimiye, 23, 1958, 77702,

Author : Haceh, V. and W

Inst : Not given.

Title : Antihistamines. XLII. Synthesis of l-aza-4-
thia-2,3-5,6-dibenzocycloheptadiens (homopheno-
thiazine).

Orig:Pub: Chem Listy, 51, No 10, 1909-1914 (1957) (in Czech).

Abstract: When the methyl ester of thiosalicylic acid is
added to a solution of CHz ONe“in CH, OH and the

mixture is heated for 15 hrs with o-NOp Cg Hy Cl

(500) the methyl ester of 2'-nitrodiphenylsulfo-
dlcarboxylic -2 acid (I) is obtained, yield 55%,
mp 92-930. The reduction of a methanollc solu-
tion of I over Pt (from PtO,) or over Raney nickel

Card 1/4
33
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CZECHOSLOVAKIA / organic Chemistry. Synthetic Organic G-2
Chemistry.

Abs Jour: Ref 7hur-Khimiya, No 23, 1958, 77702.

Abstract: at norimal pressures gives the methyl ester of
2'-aminodiphenylsulfonic—z-carboxylic acid (II),
yield 100%, mp 95-96° (from 75% alc); picrate (P)

mp 167° (from alc). Heating 1T for 7 hrs at 200-
2200 gives the lactam of II (IT1), yield 86%, mp
239-242° (evap; from aqueous alc). The reduction
of III by refluxing for 30 hrs with L1A1H4 in
ether gives l-aza-4-th1a-2,3:5,6-dibenzocyclohep-
tadiene (homophenothiazine) (IV), mp 115° (from

alc). Refluxing IV for 10 hrs with NaNH, and
C1CH, CHg N(CH5)2 in xylene gives N-(2-dimethyl-
aminoethyl) -1V (V), yield 5% bp 160-165°/0.5mn;
hydrochloride mp 2060 (from ether-alcl; P mp 156°
(from alc): iodomethylate (Td) mp 195° (from ether-

card 2/4
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CZiZCHOSLOVAKIA / Organic Chemistry.
Chemistry.

Abs Jour: Ref Zhur-Khimiya, No 23, 1958, 77702.

Abstract: alc). Using a procedure similar to that used in
the preparation of V, N-(2-piperidinoethyl)-IV
(VI) is obtained from IV and C1CH, CH,

NCH, CH, CH, CE, CH,, bp 180°/0.5mm; acid salt of
suceinic acid mp 150-151° (from ale); P mp 165°
(from alc). Similarly IV and l-dimethylamino-
2~-chloropropane give N-( 2-dimethylaminoprogyl) -
IV, yield 68%, bp 165-170°/0.5mm; P mp 158° (from
ale); IV and l-dimethylamino-3-chloropropane give
N-(3-dimethylaminopropyl)-IV, yield 67%, bp 169-
173°/0.5mm; hydrobromide mp 157° (from ether-alc) ;
P mp 135° (from alc). Heating of IV for 3 hrs
with CICHp COCl in Cg Hy at 80° gives N-(chloro-

acetyl)-IV (VII), yield 76%, mp 103° (from alc);

Card 3/4
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CZECHOSLOVAKIA / Organic Chemistry. Synthetic Organic G-2
Chemistry.

Abs Jour: Ref Zhur-Khimiya, No 23, 1958, 77702,

Abstract: similarly IV and ClCHg CH, COCl give N-(/G -chloro-
propionyl) -1V (VIII), yiefd 468%, mp 968% (from alc).
The refluxing of VII with (Cy H5)2 NH in Cg H
for 16 hrs gives N-diethylaminoagetyl)-IV, yield
76%, bp 190-195°/0.6mm, mp 51-53° (from petroleun
ether); P mp 175° (from alc); bromoethylate mp 188°
(decomp; from ether-alc). Refluxing of VIII for
6 hrs with dry CHy SNa in acetone gives N-(.< -meth-
ylmercaptopropionyl)-IVv, bp 175-180°/0.8mm; IM mp
1330 (decomp). V possesses high histaminic activ-
ity while VI is a local anesthetic. For Communic-
ation XVI see RZhKhim, 1958, 43415. -- A. Emr.

Card 4/4
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and Thelr Synthetlic Analogues,

Abs Jour: Ref Zhur-Khimiya, No 18, 1956, 61101,

Author : Miroslav Protiva, Jiri Jilek, Erika Hachova,
Tudvik Novak;‘Zﬂének J. Vejdelek, Edita Adlerova.

Inst : Chemical Society (U,S.A.).

Title : Synthetic Models of Blocd Pressure Decreasing
Alkalolds. I, l-Aralkyl-1,2,3,4-Tetrahydronorhar-
mans,

Orig Pub: Chem, listy, 1957, 51, No 10, 1915-1922,

Abstract: The l-aralkyl-1,2,3,4-tetrahydronorharmans des-
cribed in the paper are depicted by the general
structural formula A and characterized by a hypo-
tenslve action similar to the action of reserpine,
Triptamine (I) is prepared by the reduction of 3-
-indolylacetonitryl by the action of Na in alconol,

Card
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CZECHOSLOVAKIA / Organic Chemistry, Natural Substances
and Their Synthepic Analogues,

Abs Jour: Ref Zhur-Knimiya, No 18, 1958, 61101,

Abstract: or by Radneyls catalyst under pressure, orowith
LiAlHy, yield 52 to 56%, boiling point 158°/0.5
mm, melting point 112 to 113° (from benzene), 5-
-methoxytriptamine, melting point 120 to 121°é and

T-methoxytriptamine, melting point 134 to 135°,
are prepared according to Spath and Lederer (Spath

E,, Lederer E,, Ber,, 1930, 63, 2102), (CHa),C(
(CgH5)CONH , melting point 1606, is prepareé %y
hydrolizing (CHs)oC(C Hg)CN with aqueous KOH, it
produces (CH3)23(05H5 COOH, melting point 77°, &
the continued hydrolysis in KGH, Hydrochloride
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CZECHOSLOVAKIA / Organic Chemistry, Natural Substances
and Thelr Synthetic Analogues,

Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101.

Abstract: (II) of that acld is prepared thereof by the
action of S0Clp, yleld 90%, boiling point 109°/16
mm, The following is prepared neutralizing the
benzene solution of a corresponding triptamine
with the benzene solution of a corresponding acidi
as, for example, phenylacetic acid (PNA), boiling
and cooling; T-methoxytriptamine salt of PNA (III),

melting point 190°; 5-methoxytroptamine salt of

PNA (IV), melting point 160°; triptamine sale of

diphenylacetic acid, meltin% §oint 193.5 to 194.50;
v

and triptamine salt of PNA , melting point 178
to 179°. The following triptamines are prepared
by: a/ lhour's heating of the corresponding trip-
tamine salt above 1ts melting point, b/ heating

the equimolar mixture of corresponding I with the

Card 3/11
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CZECHOSLOVAKIA / Organic Chemistry. Natural Substances
and Their Synthetic Analogues,

Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101,

Abstract: corresponding acid, and ¢/ of the corresponding I
and hydrochloride of the corresponding acid in
CgHg in the presence of aqueous NaOH at about 20°,

5-methoxytriptamine of PNA (VI), melting point

117° (from CH3OH), was prepared of IV according

to the method a, yielded 80%., Triptamide of 4-
methoxy-PNA (VII), melting point 155 to 156° (CH3
OH), was prepared of I and methoxy-PNA by the
method b, yield 46%, Triptamide of of -phenyliso-
butyric acid (VIII), melting point 137 to 138°
(from benzene), was prepared of I and IV by the
method c, yleld 91%. Triptamide of PNA (IX), melt-

Card 4/11
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CZECHOSLOVAKIA / Organic Chemistry, Natural Substances
and Thelr Synthetic Analogues,

Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101,

Abstract: ing point 145 to 146° (from CH:0H), was prepared
of V by the method a, yield 72%, or of I by the
method b (46¢5). Triptamide of A -phenylpropi-
onic acid (X), melting point 72 to 73° (from aqu~
eous CH,0H), was prepared of I by the method c,
yield 38%. Triptamide of % -phenylbutyric acid
(XI), melting point 112 to 113° (from benzene),
was synthetized of I by the method b, yield 45%,
Triptamide of diphenylacetic acid, melting point
1459 (from CH30H), was prepared of I by the method
¢, yleld 90%,”or by the method b, The cyclization
of that triptamide into the corresponding 3,4-di-
hydronorharman did not succeed, Triptamide of 1-
-naghthylacetic acid (XII), melting point 157 to
158 (CH30H), was prepared of I by the method b,

Card 5/11
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CZECHOSLOVAKIA / Organic Chemistry, Natural Substances
and Their Synthetic Analogues,
Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101.

Abstract:

HR!

yield 79%, T- mnthoxy‘crigtamide of PNA (XIII)
melting point 101 to 102° (from aqueous CHzOH),

Card 6/11
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CZECHOSLOVAKIA / Organic Chemistry. Natural Substances G
and Their Synthetic Analogues.

Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101,

Abstract: was prepared of TIII by the method a, yield 60%.
1-(2-phenylethyl)-3,4-dihydronorharman (xIv) is
prepared by boiling X 1 hour with POCl3 in Cglgs
pircrate - melting point 189° (from CH30H). Un-
purified XIV (a.b gg 15 reduced with 13 g: of Na
in 120 ml of alcohol into 1-(2-phenylethyl)-1,2,
3,4-tetrahydronorharman (xv), yield 1.7 g, melting
point 75° (frem CHLOH); hydrochloride - melting
point 258 to 259° “(from CH3OH); methanesulfonate
éms) - melting point 242 to~243°, Same as XIV,

g of unpurified 1-(3-phenylpropyl)=-3,4-dihy-
dronorharman (XVI) 1s obtained from 5 g of XI; pic-
rate - melting point 164 to 165° (from CH3OH) .

YVI reduced in the same way as in the case of XV
produced 1-(3-phenylpropyl)-1,2,3,4-tetrahydronor-

Card 7/11
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CZECHOSLOVAKIA / Organic Chemistry. Hatural Substances
and Thelr Synthetic Analogues.

Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101,

Abstract: harman; MS - melting point 25 to 247°, Other
1,2,3, ~-tetrahydronorharmans of the general for-
mula A are prepared (1f not indicated otherwise)
by the cyclisation of the corresponding triptamlde
(same as XIV) and reduction of the produced raw

3,4-dihydronorharman (same as XV): A, R = H, R! =
= 06H5C(CH§)2-, (from VIII), MS - melting point

005 to 226%; R = H, R! = 5,6,7,8-tetrahydro-1-
-naphthylmethyl, (from XIII), bydrochloride - melt-
ing point 247 to 253° (from aqueous alcohol), MS

- melting point 239 to 241°; R = 6-0CH3, R! =

= CgHsCHp, (from VI), MS - melting point 2499;

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"
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CZECEOSLOVAKIA / Organic Chemistry. Natural Substances G
and Their Synthetic Analogues.

ibs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101.

~ CgHeCHp, (from XIII), MS - melt-
ing point 249 %o 250°; R = H, R' = M-OCH3C6H4CH2,

(from VII) or by aging 24 g of I hydrochloride
with ol g of U-CH30CEH4CHRCOCOOH in 600 ml of
water and 360 ml of acetic puffer (pH = 3.8) in
the duration of 40 days at 37°, decarboxylation

of the formed 1—(&-methoxybenzyl)-1,2,3, -tetra-
hydronorharman-l-carboxylic acid (meiting point

of raw acid 223 to 2059; dissociates}, passing
Hcl (gas) through 1ts suspension in boiling CH§OH,
dissolution of the raw product 1in CHC1g and fil-
tration through Als03; hydrochloride -“melting
point 252 to 2540 %f%om CH3OH); MS - melting point
252 to 253°; A, R =H, R! 2 CgHg, melting point

Abstract: R = 8-OCH3, R!

card 9/11
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CZECHOSLOVAKIA / Organic Chemistry. Natural Substances G
and Their Synthetic Analogues.

Abs Jour: Ref Zhur-Khimiya, No 18, 1958, 61101,

Abstracts 157 to 1599, by cyclization of benzaltriptamine
(Hoshino T,, Kotake J., Lieblgs Ann, Chem, 1935,
5166 76); hydrochloride - melting point ESé to

2609, 1S - melting point - 250 to 251°9; R = H,

R! = CgHgCHp (xviI), {(from IX or from I hydro-

cloride and CGH5CHoCHO (Hahn G., Ludewig H,, Ber,,
1934, 67, 2031&, MS - melting point 258 to 260°;

R = H, R! = 3,4-(CH30)2C6H3CH (from I hydrochlor-
ide and 3,4-(CH30)286H3CH280000H) RZhKhim, 1956,
58170), MS - melting point 236-238°, 1-benzyl-
norharman 1s prepared of XVII by dehydrogenation
(clemo G, R,, Swan G, A,, J. Chem, Soc., 1946,

card 10/11
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CZZCHOSLOVAKIA / Organic Chemistry. MNatural Substances
and Their Synthetic Analogues,
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Author : Hach Vladimir, Protiva Miroslav

Inst : T

Title : Synthetic Research in the Area of Estrogenic Hormones.
XVI. Synthesis of Hydrindandione - 1.4

Orig Pub: Chem. listy, 1957, 51, No 11, 2099-2108.

Abstract: Hydrindariiore-l.h (I) is synthesized from o-nitrohydro-
cinnamic acid (II) by the following menner. The cycli-
zation of acid chloride IT with the application of A1Cl -3
in CS, leads to L-nitrcindanone (111), yield 62%,
melting point 1037 (fron petroleum ether or alcohol):
oxime, melting point 04’ (from alcchol). During hydro-
genation of IIT over PtO; or over skeleton Ni in alcohol,
h-amino~-indanone is formed, yield in the latter case
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95¢, melting point 123-1247(from bzl.), monodiazotiza-
tion and subsequent heating (15 minutes at 40”) leed
to 4-oxylndanone (IV), yleld 83%, melting point TR
(frem aqueous alcohol); oxime (V), melting point 186°
(from aqueous alcohol) IV is also synthesized from
dehydrocoumarin by a method described (RZbKhim, 1955,
37283), yield 42%. During hydrogenation of V over Pt
(from PtO;) in CHyCOOH, there is formed l-amino-cis-
hydrindan / yield 2l.3%, boiling point 60-62"/0.5 mm;
plcrate, melting point 182-184° (from alcochol); N-
benzoyl derivative, melting point 182-183° (£rom_50%
alcohol)/ and l-amino-cis(?)-hydrindanol (v1) /[yield
32¢, boiling point 122-125°/0.5 mm, melting point
75-T7° (from petroleum ether)/. Monodiazotization of
VI in 25% CH; COOH and subsequent heating (2.5 hours in
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a water bath) leads into hydrindandiol-l.k (yield 25%,
boiling point 122-126°/0.5 mm), which during oxidation
by the chrome mixture in aqueocus CH;COOH transfers

in I, yield 61%; Big-2,4-dinitrophenylhydrazine, melt~
ing point 220~ 223’ (from bzle-petroleum ether). The
cyclizaticn of o-methoxyhydrocinnamic acid (VII) and
o-isopropoxyhydrocinnamic acid (VIII) (under theaction

of pol ynhosphorlc ecid, F,0-in bzl, H, Srgior PCCL; in CClry

or xyleze) in l&-methoxyindanone and accordingly 16 b
isopropoxyindanone from which it would be possible to
obtain I, was not successful. II is synthesized by three
ways: a) by boiling (24 hours) of [ -(o-nitrophenyl)-
propionic acid, which after boiling with the solution
H;S04 (1 hour) was transferred into II, 4ot yield (un-
purified), b) from 0-NO,C, H,CH,Cl and mlonic acid by
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a method described (Janisch A., Ber., 1923, 56, 2ik8),
yield 24%; c) by nitrating of the hydrocinnamic acid

by a method described (Konek F.V., Pacsu E., Ber.,

1918, 51, 855) with a subsequent division of I and n-
pitrobydrocinnamic acid (IX), melting point 1647, Chloro-
hydrid II during condensation with C,H, in the presence
of A1CL; (&4 hour boiling) forms 8 -(o-nitrophenyl)-

propiophenone, yield 40¢, melting point 6£7-68 ¢ (from al-
cohol); enalogous condensation of chlorohydrid of IX
leads to /; =(n-nitrophenyl)-propiophenone, yield 6%,
melting point 92-93” (from alcchol). VII is obtained

in the following manner. Condensation of 0-CH; 0C, H¢CHO
with CNCH,COOC;H¢ in alcchol in the presence of piperi-
dine leads to ethyl ether of a-cyan-o-rethoxycinnamic acid
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[yield T1.5%, melting point 74° (from alcoholy,

which during hydrcgenation over Pt (from PtOp) in
alcohol ethyl ether forms a-cyan=- f -(o-methoxyphanyl)-
propione acid (X), and during boiling (16 hours) with
aqueous CH;COOH-H,50, gives o-meth%xycinnamic acid
(x1), yielﬁ 51¢, melting point 1627 (from water). X

is obtained also with 90% yield from O-CEJCC‘ Hy4CHO and
malen’c ether in C<H;N in the presence O piperiding.
Bolling of X with aqueous H;SOy (8 hours) or reduction
of XI by en amalgam of Na lead to VII, yield 72.5 and
80%, melting point 90-91° (from water). For obtaining
VIII by boiling (30 hours) of salicyl aldehyde with iso-
C;H+Br in the presence of C4H50Na. and KI, o-}sopropoxy-
venzaldehyde (yield 2%, boiling point 72-73°/0.3 mm)
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is synthesized, which with malonic ether in CsH4N in

the presence of piperidine give o-isopropoxycinnamic acid
[ yield 645, melting point 125° (from 305 alcohol)
reduced by an amalgam of Na to VIII, yleld 78, boiling
point 135-140°/0.3 mm, melting point 51’/(from water).

. The following transformations were alsoc realized. The
reduction of VII LiAlH leads to 3-(o-methoxyphenyl)-
propancl (yield 60%, boiling point 117-120'/0.5 mm),
vhich with PBr; gives 3-(o-methoxyphenyl)-propylbromide,
yield 58%, boiling point 85-89°/0.5 mm; the latter with
KCN forms ¥ -(o-methoxyphenyl)-butyronitrile (yield
Th¢), boiling point 145-155"/12-14 mm), converted by sa-
ponification into | -(o-methoxyphenyl)-butyric acid
(yield 73%, boiling point 145-1477/0.3 mm, melting
point &O’/, which during cyclization under the action
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of POCl; in CCly was transformed into S-methoxytetra-
lone (XII), yleld 525, melting point 88-897. The
action of SO.Cl; on XII (10 minutes, at temperature
of 207) leads to 2.2-dichlor-5-methoxytetralone,
melting noint 100¢ (from petroleum ether) and the
Processing of XII Br; into CH;COCH (one hour at
temperature 207) leads to 2-brom-5-methoxytetralone,

meltiag noint 93° (from petroleum ether). The

action ¢ 50,Cl; on decalindione-~1.5 leads to dichlo~-
ride, vhich {s 2.2-dichlordecalindione-1.5 or 2.6-
dichiordecelindione~1.5, yield 37¢%, melting point 153-154°
(from bzl. petroieum ether). By the interaction of
2-acetoxycyclohexanone with diethyloxalate in C.H,

in the presence of dry C.E;ONa (7 hours, at a tempera-
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ture "V 20”) there is obtained, with a low yield,
2-carbethoxy-6-acetoxycyclohexzmone 2, boiling point

80- 83 /O .35 mm. Analogously from Z-rethcxycyclchexa-
none is synthesized 2-cnrb9thoxy-6-methoxycyclohnxame,
boiling point 125-130 /lO mm. Report XV, see RZhKhim,
1958, 54013.
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author : Miroslav Prgfdva, Jirl 0. Jilek. Viedimir Hach,
Fdita Adlerove, Vliedimir Mychajlyszyn.

Inst : American Chemical Soclety.

Title : Synthetic Models of Blood Pressure Depressing Alkaloids.
II. Simple Models of Reserpine With Cyclohexane Ring.

Orig Pub: Chem. listy, 1957, 51, No 11, 2109-2117.

Abstract: Cyclohexylacetic acid (1) vas prepared by the re-
duction of a solution of sodium cyclohexylidene~
acetate on Raney nickel under 110 atm. at 1007,
yield 86%, boil p. 123 to 125°/5 mm; it was con-
verted into cyclohexylacetylchloride (11) by the

Card : 1/11
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action of S0CL;, yield 92%, boil. p. 85 to 88°/

20 mm. The tryptamine salt of I was synthetized
of tryptamine (III) and I, yield 88, melt. p.

181 to 1827 (from mlc.), and converted into trypta-
mid of I (IV) by heating it 45 min. to 190 to 2007,
little yield, melt. p. 79 to 81° (from benzene).

IV was obtained with a considerably greater yield
(85%) of IIT and II by cooling them in CyH, in the
presence of U<-ual aqueous NaOH solution. A solid
impure dihydro base was prepared by boiling 3.9 &
of IV with 10 ml of POCly im 100 ml of C.Hy, in
the duration of 2 heurs, evaporating in vacuo, dis~
solution in 60 ml of 75%-usl CH;COOH, and precipita-
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tion by NH‘tOH; that base was reduced with 12 g of

Ne in 120 ml of alcohol to 1-cyclohexylmethyl~
1,2,3,4=tetrahydronorharman (v) (yield 3.6 g);
nydrochloride, melt. p. 245 to ol6 ¢ (from alc.);
metasulfonate, melt. p. 262 to 265°¢ (from aqu. alc.).
Ethyl ester (EE) of 1~0xy-4-methoxycyclohexylacetic
acid was synthetized of Ly -methoxycyclohexanone (v1)

and CH>Br-COOC;H, in C, H, by the reaction of Reformatskiy,
yield 64%, boil. p. 110 to 1117/1.6 mm; it produced the
EE of 4-methoxycyclchexenylacetic acid (VII) after &
hours of acti‘.'on of 8CCl; im pyridine in an ice bath,
boil. p. 120°/1k mm. L-methoxycyclohexenylacetic acid
(VIII) was prepared by 12 hour boiling of VII with

card : 3/11
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KOH solution in slcohol, yield 85%, boil. p. 150 to
152¢/2 mm, melt. p. &7 to 309, Hydrogenation of
VII on PtO. in CH;COOH resulted in EE of b=
methoxycyclohexylacetic acld (IX), boil. p. 120

to 1227/20 mm. BY hydrogenation of the agqueous
solution of Ne salt of VIII on Reney's nickel
under 105 atm. at 80 to 90Y, or by 12 hour boiling
of TX with KOH solution in alcohol, cis=(7)<l-
methoxycyclohexylacetic acid was produced, yield
80%, boil. p. 151 to 152°/3 mm, melt. p. 19 toO 2273
g-benzylisothiouronic salt, melt. p. 1U5 to 146°
(from elc.). }-methoxycyclohexylacetyl chloride,
boil. p. 108 to 1117/10 mm, synthetized of the

Card : ll»/ 11
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above mentioned acid with & yleld of 94 by 3 hours
of seasoning and 1 hour of boiling with 50C1z was
converted into tryptamide of }emethoxycyclohexyl-
acetic acid similarly to II by reducing with III,
yield 56%, melt. p- 1027 (from benzene); that trypte-
mide was cyclized eimilarly to IV to the correspond-
ing dihydro base, by the reduction of which with Na
in alcohol l-(h-methoxy-cyclohexyl)-methyl-l, 2,3,4-
tetrahydronorharman (X) was prepared, yleld 823
hydrochloride, melt. D. o5 to 247- (dissociates,
from aqu. alc.); methanesulfonate, melt. P. 254 to
255° (from ag. alc.). 4 -methoxycyclohexenylaceto-
nitryl (XI), boil. p. 118 to 121°/10 mm, was prepared
of VII and cyanacetic gcid in C Hy in the presence
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of CI{;COONHq by 7 hour boiling with azeotropie

. water removal; XI was boiled 3 hours with 10%-ual
NeOH and VIII was produced, yleld 61¢i. L-methoxy-'
cyclohexenylacetyl chloride (X1I) produced of VIII
and S0Cl; was added drop by drop with gimltaneous
cooling to concentrated NH:.,OB and L-methoxycyelo-
hexenylacetamide (XIII) was cotained, yield U459,
melt. p. 126° (from iso-C;H,0HO. 1.5 g of 2-(k-
methoxycyclohexenyl)-ethylam:fne hydrochloride (x1v)
wes prepared by adding the solution of 3 g of XI
in 10 ml of ether drop by drop to 1 g of LiAlHlf in
10 ml of ether at =5°, 30 min. seasoning at =57
2 hour boiling, decomposition with 5 ml of water
and 20 ml of LO%-ual NaOH, extraction of the ether

Cerd : 6/11
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solution with dilute HCl, and evaporation of the

acid solutiorn in vacuo, melt. p. 231 to 232° (from
1s0-C;HyOH + alc.); picrate, melt. p. 1907 (from

alc.). When the reaction mixture had been decom=

posed with water after the reduction of XI and the
ether layer, dried with the application of K;CO3,

had been distilled, a base (XV), boil. p. 104 to 106/1Cmm,
was obtained, the hydrochloride of vhich is of the same
composition as XIV, and the relt. p. is 1627 (from
acetone + alc. + eth.); plcrate, melt. p. 148 to 1497
(from alc.). It is surmised that a change of the posi-
tion of the dcuble bend takes place at the distillation
of the base of XIV and that XV is 2-(4-methoxycyclo-
hexylidene)-ethylamine. The esterification of the

Card : 7/11

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



D ety e SRR e e U B =
e e e e e e S e S B,
T 3 5 o 2 e P o R NS AR SO e A3 T ER g oo

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2

CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and G
Their Synthetic Analogues.

al

Abs Jour: Ref Zhurekhimiyas, No 22, 1958, TH167.

[ -mqthoxyadipinic acid id the mixture toluene-
aicohol in the presence of H S04 at a simultaneous
azeotropic removal of water leads to ethyl ester of
[ -methoxyadipinic acid, yield 80%, boil. p. 118
to 1207/2.5 m, n~° D = 1.4336. By the reduction
of FE of Leoxyphenylacetic acid in alcohol on Raney's
nickel in the presence of C,H:ONa under 125 atm and
at 150 to 1607, EE of L-oxycyclohexylacetic acid
was obtained, yleld 61%, boil. p. 115 to 1169/0.4 mn,
which was saponified by 2 hour boiling with NaOHE solu-
tion in aqueous alccholto & mixture of stereoisomeric
4-oxycyclohexylacetic acids, yleld 9h¢, melt. p. 110
to 1207 (rew). UY-oxycyclohexylacetic acid wes prepared

Card : 8/11
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by the oxidation of the above pentioned mixture

by seasoning it 3 days in Na; Cr;09 golution in
dilute HS0,, yield 28(, melt. p. 103 to 1067
(£rom petr. eth. + ethylacetate); senmicarbazone,
melt. p. 1857 (from water); ethyl ether 2,4.dinitro-
phenylhydrazone, relt. p. 150 to 1527 (from alc.).
2—(h-mthoxypheny1) -ethylamine was rethylated by
8 hours' heating with 98%-ual HCOOH and 375=ual
CH,0 to hordenine methyl ester (xv1), yleld 37%,
poil. p. 122 to 125"/10 mm, hydrochloride, melt.
p. 173 to 1747 (not adjusted). Hordenine (xvII)

. vas prepared of XVI by Buck's method (Buck J.S.
and others, J. Amer. Chem. Soc., 1938, 60, 1789),
yield Th%, melt. p. 1177 (not adjusted); hydrochloride,

Card : 9/11
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- melt. p. L77° (frem alc. + eth.). Hexahydrohorden~
ine (XVIII) was produced by hydrogenating XVII on

Pt from PtOz in CH;COOH, yield 58%, boil. p- 132 to
134°/10 om; 2-(eye chexylethyl )-dizethyl-amine was
separated as 8 by-product of hydrogenation, yield 19%,
boil. p. 82 to 84° /10 mm; picrate, relt. p. 154 °
(not adjusted, from alc.). 3,h,s-trimethoxybenzoa.te
of XVIII (XIX), semisold if impure, was synthetized of
XVIII and 3 ,h,S-trimetho:qrbenzoylchloride by seasoning
(about 12 hours) in C;Bt; nydrochloride, melt. D. 21k ¢
(not adjusted, from slc. + eth.). V and X shovw &
hypotensive activity same a8 their aromatic anslogues
described in the report I (see RzhKnim, 1958, 61101).
The substance XIX is pot active. The positien of the

card ¢ 10/11

) e gy e e e e e

5.

APPROVE :
D FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



"APPROVED FOR

R R R AT P TS
- 2L e REES R £ Sy AT

EEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2

CZECHOSLOVAKIA/Organic Chemistry. Natural Substances and G
Their Synthetic Analogues.

Abs Jour: Ref Zhur~Khimiya, No 22, 1958, Tk167.

double bond was not established in the case of
hexenyl compounds VII, VIII and XI to XIV; it is
assumed by analogy with bibliographical indications
that they are /\' -compounds. The meltings points
were determined in a Kofler block, and those denoted
"not adjusted" were determined with a capillary.

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



"APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2
R B R s e e R B R e B T S T S S S AR S S s ST B2 . R S e e R R o T A e e

EEANRE
- red - B i G 2
i hOSlJ .
ZE‘;H' )qL ¢ Ny
‘ r Y ) l L 2
hH S J OUI . E~C.‘L A[l\).l -J..._.L..] Jd— '5 u5 9 1 ¥4 :‘:) °

)\]‘,“()I . ()l'(}\) (}PH 3 P '()!, 51 ()S B
.5 1 3 ‘]10‘3. l ’

. . :\-.
.L

< -
strac or phys ] f ‘51'2.0’\ the su
bst ¥ iOlOE_, 1 tosts wer syn'rk‘o 1‘. b
. i ‘thnng 061‘ i/C HgCY 21!((1115) ("?2 s —&n\l‘ 6 bRn .
y ; (II) o - an -
z ﬂ \_,t{ “(q 3“{5, / (] s CN, b CONL

C CEZJII d }I) d[\(l Sofnk, ()f v 8] lbIl‘Jdbl/CS \l"‘Iu
2, 11‘
h
£ p D

was
74 1814 ) Ta wa
. . 50C., 1952 N CHoCHo(1
al., J. ""E'“r' 3‘;&20}: oN ful) and iCHg,) o
@ preparcd frow

th ] 1POSC j‘ \! \‘H d '? B ! ‘f‘o/! 2
l“ [0} 13N ()b(,!lb\, 0] ap 9 3] J o =2V

ol ‘ | !) (}[' ‘,“ i D ) "8 a:(()a (; |'() a(: ‘l(}‘)k 164 “()“(}-—

1 l GLis g e “u L

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



"APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2

o JE

. JUANR IS - gm = y . , 31-& L]
) I / )] nl 2 2w
//J..JC}LO LOJA K T () (Jp 5[ Sb]’.‘ 2 1101).0‘ 5
b ’ v o Rp"‘ 1371 '11' -’—a. T ! QF (’ Fi‘;ld A
25 i 3N Ll » ok I hl-l Ly« LY O L e

<] O\l . H H )

552, I
s ). 1P 254-2957.
) bis-methiodlds (T7), 5 56 140-1420/0.1
“bstract: alcohol e n"nar WA 3 pI'OPal'Cd{, ai_’aicﬂetn): dip-
PER YA N meme alliky M . e 1 Eah i r
tho sams HEay gition Oi GiP~~ . Ln
v yriTied/neccTRo . coehonc-alconoll. =l
mp APUIRIET 51162 (from B0° 0 a1 te sixturc ©
icrﬁov’wf{ﬁticn of (Calls)2lCH2 f:)rmd as a roesult
I"lDlU- ~ - ’ ) T t'rlc‘.’r‘e is = il
= o waFHo in CgHe vaS: - w witn IIa &lso
TL1 and BaFHg 0 O on, togabner WLTR LG, 1560
of a YLBOTOUT.0/0.6 mm; AIPLCTAVG. o (W), WP
114, BP lééne—-alCOhOl); pig-mebitl
(froa ©gs

sy Iltl.C— S‘ 1 Z(;’O. b ] L.L\i'-ll V,LCIR Of an b‘ “.GCSJ O{ l 2 SOl—
J ‘. . e ~ T (188 GS at
| Y an\l 11‘ A bU"_ TOoX 20 I Ivlu b
&b & ‘: ,L o1 Ib ad:) -—'_-E ‘4.0"16\) /0-'..1" E.El,
Cl‘ 1C du [’ 3 -
ﬁll il - 5

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"



"APPROVED .
APPROVED FOR RELEASE: 09/19/2001 _ CIA-RDPS6 00513R001343320012

P N S 2

C7.HCHOSLOV.KLi: / Organis anumistry. Synthesis.
. bes Jour: Ref 7nur-Eniuiys, HNO 3, 1959, R246.,

sbstract: P 10%3-104° (rrom penzeno-petroloul other); bis-
methiodido (vL), ¥ 057 -259° (from nebnyl aleo-
nol-cbher) . analognpusly wos preparcd IIb, yicld
51%, P 66-88° (from other-pobroloum ebnoll; ai-
picrats, P 182-18sY {(from acetoahenone—alconol):
bis-irothicdide (VI1), P 100-192°%, softening
point 161-162¢ (fro. &lcohol-aoetone-ctﬁer). Ro-
ducticn of Ia over skeleton Mi (1000, initial
ProSSurs 105 2ta08phcres CHgOI, saturated with
NHz whilc cooling) gave ILc, yicld 067, s 118-
120°/04% ma. OR crystallization of crule picrabe
of Ic from scetophenong-ethor nixturc (9:g) thero
is formed the dipicrate of 3-phenyl-3—(a1pha-mcth-
ylbcnzylidenamiho)-mothyl-l,5-bis-dimethylamino—
pentane, ¥F 163-164°. 2.6 g 1¢, 0.8 & NaOE in
10 1l alcohol ard pboiled feor 10 hours with 7.1 &

sard 3/4
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57 TCHOSLOVAKIA / Orgunic Chomistry. Synthosis. G-2

bs Jour: Ref Zhur-Krimiya, o 2, 1959, 5246.

‘ ..bstract: CHzI, added 7.1 2 CHzI and 1C =1 acatons, hoilzd
1 hour, and isoiuto 5.5 g of mononylrate of tris-
methiodide of B-phenyl—3iincthylaminoethyl-165—

pisg-dimctnylamino-pentans (VITII), e 153-15% (de-
Composes; CHgOH—ethcr). anelogously to Ic was
prepared IIc, yisld 76dh, SP 145-1479/0.% mm; tri-
picrate, P 187-1890 (from acetophcnong-alookol) .
Boiling of IIc with (CLzC0} o0 in tolucre (15
mirutes) gives acetatg of iTfc, TP 180-1900/1.4 mn;
dipicrate, P 131-133° (fron acctone-alcohol) ;
bis-uetniolide (IX), 20 5, H, 50N T 5+ C5iig0 0 OV
(from acctone-CHz0H-ethor) , ME 1430, TIv-IX show
very slight ganglionic—blocking action. Commun-
ication V sec RZnihimBkh, 1958, 31557, -- anbonin

.

Card 4/4
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Derivatives of

ynthesis of antihistemine

» (I) by the reaction of
with CICHoCHZN(CH3)2 (III).

In addizion ,

CH3)2 (VII) hes been synthesized

Abs Jour ¢ Ref Zhur - Knimiya, No 1k, 1959, No-. L9483

Author s Protiva, M.; Exmer, O.; Borovicka, M.

Inst : Not gliven

Title ¢« Antihistamine Compounds. XLIII.
Diphenylhydramine with Poler Substituents

Orig Pub ¢ Coskoslov Farmac, 7, No T, 380-385 (1958)

Abstract ¢+ Continuing their work on the s
compounds, the authors have apparently synthesized
L -HOCGHLCH(CEH YOCH2CH2N (CH3 )

» u-ca3coocsaucn?on)csﬂ5 (1)

The isomer of I, b-(CH3)2NCHECH2CE6H]+CH(OH)CGH5 (IV) has
been synthesized by thé schomo: L -HOC¢H),COCgH (
llr-(Cl’:I3 oNCH2CH20C6HCOCEH (VI)—>1IV.
h-rmg:Gm,,cn(cs%)omzcngn?

Cerd 1/8
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CZECHOSLOVAI(IA / Organic Chemistry--Synthetic organic chemistry,

Abs Jour : Ref Zhur - Khimiya, No 14, 1959, No. L9k83

«

by the scheme: CgHsNACOCGH (VIII) 4 CgH<COCL (IX)-—>
h-csngconmcsaucocsﬂ (x) —-;E-csﬂ comicgﬂuéﬂ(ozi C6H
(XI —hbceH 0NH-C6H}+CH(06H )OCH SCHoN(CHz)p (XII)—»
Attempts to synthesize M-IIOQCQIuCH(é )OCHQ
CHQN(CH3) ~3 (XIII) proved unsuccessful: §c 6H1,CCeHs
(XIv) 18 foduced with LIAIE to u-NOZCGHuCH(OH Cgls (xv)
however, the reaction of XV with IIT apparently yielda
L.CcgH 5COCEHYN(O) aNCEHYCOCEHS -t (XVI) rather than XIII.
Attempts to carry out the bromination of h-NOgcsﬁhCHf06H5
(XVII) (obtained by Friedel-Crafts synthesis from
-Nozcsﬁucocl and CgHg; bp 145 - 149°/0.2 mm) to obtain
4 -NOZCEHLCH - (Br)C6Hs gave XIV instead. The seme result
is obtained from the reaction of XV with PBr,. 29.7
gns V in 50 ml ebs N05H5 are treated with 15 gms CH3COCl

Card 2/8
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CZECHOSLOVAKIA / Organic Chemistry--Synthetic orpanic chemistry, G2

Abs Jour 3 Ref Zhur - Khimiya, No k. 1959, No. 49k83

over 15 min (the temperature rises from 60 to 65°), the
solution is stirred while cooling, 200 ml ice water are
added, tho solution is acidified with 80 ml conc HC1 and
h-cnzcooc(,ﬂu-cocg% (XVIII) 1s isolated, yield 93§,
mp 81° (corrected; from alc). 26.5 gms XVIII in 200 ml
CH30H are hydrogenated over 5 gms Raney Ni (200, 90 atm,
1.5 hrs, 2.8 liters Hp), and II is isolated from the
filtrete, yleld 82%, bp 155 - 160°/0.2 mm. 7.3 goms
II, 3.8 gms III, amd 2 gms of TO% NeNHp solution in kO
ml abs CgHg are refluxed for 7 hrs, 100 gms ice and

» 15 ml conc HC1l are added on cooling, the solution 1s
extracted with ether, the aqusous layer 1s made
alkaline with 40% NaOH and extracted with ether to give
I, 44% yleld, bp 163 - 165°/0.k mm, picrate (EC) mp
150° (corrected; from alc). 17 gms V are added to a

Card 3/8
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CZECHOSLOVAKIA / Organic Chemistry--Synthetic organic chemistry. G2

Abs Jour ¢ Ref Zhur - Khimiya, No 14, 1959, No. 4gk83

|

golution of 1.95 gus Na in 50 ml abs alc, the solution
obteined is refluxed for 1 hr, 18 gms IIT ere added

on cooling, the solution is hoated for 6 hra at about
100°, the filtrate is evaporated under vacuum, the
residuo is made alkalino with 40% NaCH and extracted
with ether to give 1T% VI, bp 170 - 172°/0.3 mm, FC

mp 154 - 1559 (from agueous alc). 2 gms VI in 50 ml
abs ether at about 20° are treated with 0.57 gm LiAlHY
in 50 ml ethor (added dropwise), the solution is stirred

for 1 br at about 20°, refluxed for 1 hr, decomposed
by adding 10 ml water and 10 ml of L0% NaOH; the

ethor layer yilelds 41% IV, mp 83 - 84° (from petroleum
other), FC mp 117 - 118° (from aqueous ale). 100 gms
VIII and 70 gms IX ere heated to 180°, 50 gms of
anhydrous ZrClp are added over 10 min, and the melt is

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"
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CZECHOSLOVAKTA / Organic Chemistry--Synthetic organic chemistry, G=2

Abs Jowr t Ref Zhw' - Khimiye, No 14, 1959, No. Lgh83

lmmediately pourod imto cold water; tho substance
which soparates is dissolved in 750 ml alc and T00 1wl
water to givo 34% X, mp 151° (corrected; from alc).
34 gms X in 1.5 liter alc are reduced with amalgam

(7 ems Ne and 250 gms Hg) at 15°, tho solution is
left to stand 48 hrs at about 209, 3 liters water are
addod to tho filtrate, and XI 1s isolated, yiold 829,
mp 157° (corrocted; from ethyl acetate). 9.1 gms XI,
3.8 gms III, and 2 gms 70% NalHp in 60 ml CgHg are
refluxed for 7 hrs, 100 gms ico and 15 ml conc HC1l
aro addod on coollng, the solution is washed [sic]
with ether, tho aquoous layor is made alkaline with
Lot NaOH, oxtracted with ethor, tho solvemt is reumovod
and 9.4 gus of tho restduo are convortod to tho PC of
XII, mp 170° (corroctod; from acctono-othor); tho PC

APPROVED FOR RELEASE: 09/19/2001 CIA-RDP86-00513R001343320012-2"
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CZEGHOSLOVAKIA / Organic Chemistry--Synthetic organic chemistry,

Abs Jour
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18 hydrolyzed with 15 ml (1 : 1) HC1, the (NOp)3-
C6H20H is removed with CeHsNO2 and ether, the ajueous
layor is mado alkalino, and extractod with other to give
XII (0.9 gms). h4.b gus of crude XII, 6 ml water, and
0.9 gu NaOH are refluxed for 6 hrs, the solution is
evaporated urder vacuun, mixed with 30 ml water and

30 1l oether, the cther layer is evaporatod, the residue
is dissolved in 40 wl N /7/ HC1, tho resulting solution
is washed [sic/ with other, wade alkalino with Log,

NaOll, and extracted with ethor to give 0.65 gu VII,
bp 220 - 230°/0.3 wa. 14 gus XIV in 50 ul abs
totrahydrofuran (XIX) aro treated ovor 30 uin at £ 59
with a titrated [s-tandardizodz7 solution of 0.63 gu
LIAIHY 1n 90 ml XIX, tho solution is stirred for an

CIA-RDP86-00513R001343320012-2"
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CZECHOSLOVAKIA / Organic Chemistrys«Synthetic organic chemistry.

Abs Jour : Ref Zhur - Khiuiya, No ik, 1959, No. 4oh83

additional 30 min, hydrolyzed with 200 nl water ard 30
ml (1 : 1) HC1, evaporatod undor vacuuu, end tho
rosiduc 18 oxtractod with ether to give 84% ylold of
XV, up THO (frouw CgHyp). 5.7 gus XV, 3.2 gas 11T,
and 1.6 gus 70% NeNH, in 30 ml CgHg are refluxed for
7 hrs, thc solutlon on cooling is hydrolyzed with 50
al wator, diluted with 100 wml CgHg to givon 6% XVI,
up 205° (corrected; from dioxano). 21.3 gus XVII

at 160° aro treated over 30 min with 18.7 gus Brp,

the solution is hoated for 3 krs at 160°, and diluted
with 50 ml CgHg to give XIV, bp 170 - 190°/1 mm. 5.9
gus SV and 4.5 gus PBry are nixed at 0°, tho solution
1s allowed to stand about 12 hrs at about 20°, followed
by 2 hrs at about 100°, hydrolyzed with 50 ml wator
and extracted with 50 ul CgHg giving 6.8 gns XIV, mp
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CZECHOSLOVAKIA / Organic Chemistry-~Synthetic organic chemistry, G-2

Abs Jour : Rof Zhur - Knimiya, No 1%, 1959, No. 49483

138° (corroctoed; from bonzeno-CgHyy). For Cowmnication
XLII seo RZhKhinm, No 23, 1958, 77702. -- V. Skoroduuov
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6 1259, Mo. 7137
ABS. JCUR., @ RELEnlit., No, 16 1289, Fo 5713
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BURHOR

IST. :

grIc. ?U8. ¢

teive II.H;50,, yield 4,9 and t:.6.gm:(,1 re(s)i';:*
‘tJ;;ve.iy, np 105-167° {ccrri 'f_z_'imils?—v;. E{z’ticé
17 gus Il are dissolved at 79 ln.d,"S‘? 3 lu;ion

% é gms 80, in 68 ml water, and .-.l.‘xc sov. A
?s allowed to stand 12 hwrs, after wr_\‘xoch l.'gz;m
1‘1;5{150"0'5}{20 are obtuinec.i, ©p lOa. (::52;
with acetone and dried by distilling g: :n

the CHCly from a suspenslon of the 5a :u*—ion
‘ CHCly )5 5.5 gmus {1 are dissolved in a 8;2703
of 1 gm Hp 850, inm 50 ml water and the 2olutl
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